Single-crystal X-ray study T = 120 K Mean (C-C) = 0.002 Å R factor = 0.040 wR factor = 0.128 Data-to-parameter ratio = 13.2 For details of how these key indicators were automatically derived from the article, see
The asymmetric unit comprises one molecule (Fig. 1) , which is nearly planar (r.m.s. deviation for all non-H atoms 0.057 Å ), like its prototype 2-phenyl-1,3,2-benzodioxaborole (Zettler et al., 1974) . The B atom is trigonal-planar; its coordination plane is inclined by 2.9 (1) to the catechol arene ring (i) and by 3.7 (1) to the tolyl arene ring (ii). Molecules related via the b translation form a stack with a mean interplanar separation of 3.52 (5) Å . Stacks are packed in a herringbone motif, in which planes of adjacent molecules are nearly perpendicular [dihedral angle 89.7 (1) ].
Experimental
To a stirred light-yellow solution of [Co(PMe 3 ) 3 (BO 2 C 6 H 4 ) 2 ] (Dai et al., 1996) (0.110 g, 0.21 mmol) in hexane (2.0 ml), 4-iodotoluene (0.054 g, 0.25 mmol) was added at room temperature, resulting in a brown solution. After heating at 343 K overnight, the mixture became pink in colour. The solvent was then removed in vacuo and the residues were redissolved in THF (10 ml) to which was added excess CoCl 2 . The mixture was stirred for a further 15 min before being reduced to dryness in vacuo. The residues were then extracted with hexane and the resulting solution was concentrated in vacuo, during which a colourless solid appeared. This was redissolved by gentle heating, after which the solution was cooled slowly to give colourless crystals of (I) (0.015 g). 11 B NMR: 31.9. EI-MS m/z 210 (M + ). All H-atom parameters refined w = 1/[ 2 (F o 2 ) + (0.0681P) 2 ] where P = (F o 2 + 2F c 2 )/3 (Á/) max < 0.001 Á max = 0.25 e Å À3 Á min = À0.19 e Å À3 Table 1 Selected geometric parameters (Å , ).
Crystal
124.33 (14) O2-B-C7 124.66 (13) O1
All H atoms were refined isotropically, yielding the following distances: Csp 3 -H = 0.98 (2) to 1.01 (2) Å and Csp 2 -H = 0.95 (2) to 1.00 (2) Å .
Data collection: SMART (Bruker, 2001) ; cell refinement: SMART; data reduction: SAINT (Bruker, 2001) ; program(s) used to solve structure: SHELXTL (Bruker, 2001) ; program(s) used to refine structure: SHELXTL; molecular graphics: SHELXTL; software used to prepare material for publication: SHELXTL.
Figure 1
Molecular structure of (I). Atomic displacement ellipsoids are drawn at the 50% probability level. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating R-factors(gt) etc. and is not relevant to the choice of reflections for refinement.
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )
x y z U iso */U eq O1 0.26370 (6) 0.5110 (2) (7) 0.0086 (7) 0.0080 (7) C10 0.0274 (9) 0.0268 (7) 0.0376 (8) 0.0020 (6) 0.0019 (6) 0.0051 (6) C11 0.0321 (9) 0.0330 (8) 0.0317 (8) 0.0003 (7) 0.0060 (7) −0.0033 (6) C12 0.0298 (9) 0.0345 (8) 0.0296 (8) −0.0008 (7) 0.0084 (7) −0.0007 (6) C13 0.0361 (11) 0.0322 (9) 0.0473 (11) −0.0042 (8) 0.0021 (8) 0.0040 (7) B 0.0290 (10) 0.0306 (9) 0.0232 (8) 0.0037 (7) 0.0063 (7) 0.0034 (6) Geometric parameters (Å, º)
O1-C1 1.384 (2) C7-C12 1.400 (2) (2) 
